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residue remaining in the crucible after the removal of the silica may contain some calcium, iron, etc., and is fused with a little sodium carbonate, dissolved in HC1 and added to the filtrate from M".
Ca, Mg, Bdj Fe and Al are now all in solution in the filtrate just mentioned. The first step is to remove any barium present by adding to the solution 2 c.c. of cone, sulphuric acid diluted with 600 c.c. of water. Any precipitate formed by the addition of the very dilute sulphuric acid is filtered off, ignited and weighed as barium sulphate. The filtrate and washings from the barium sulphate are then analyzed for Ca, Mg, iron and aluminum as described for limestone, beginning at the point where these elements are all in solution and free of silica. (See page 357.)
Blanks. It is very necessary to run blanks by fusing 3 grams of the same lot of precipitated silica as used in the decomposition of the spar with 10 grams, each, of the sodium and potassium carbonates. The melt is dissolved out in water and then put through all of the operations given in the method. The silica, iron, calcium, magnesium and aluminum so found are deducted from the amounts of these elements found in the analysis of the sample. These blank analyses should be made in duplicate, as should the analysis of the spar, also.
Lead. Dissolve 0.9 and i.o gram of the sample in a mixture of 20 c.c. of cone. HN03 and 10 c.c. of cone. HC1. If the spar is high in CaF2 it will dissolve almost completely in this mixture. Heat until all spraying is over and evaporate to moist dryness; redissolve in 20 c.c. of cone, nitric acid, dilute, filter, wash with dilute nitric acid, and evaporate the filtrate and washings to 10 c.c. Add 75 c.c. of cone. HC1 and evaporate to 15 c.c. Dilute with water to about 100 c.c. Make the diluted solution just neutral with ammonia; add 4 drops of HC1 and pass H2S through the hot solution until the black precipitate of lead sulphide settles well. Filter off the lead sulphide and wash it with H^S water. Pass H2S through the filtrate and washings to make certain that all of the lead has been precipitated. The lead sulphide is dissolved in 50 c.c. of 1.20 nitric acid and its solution